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Crystals of Iridium complex 7b were grown from slow evaporation of concentrated benzene solution under constant flow of nitrogen.. A single crystal having dimensions approximately 0.08 x 0.08 x 0.22 mm was mounted on a glass fibre using perfluoropolyether oil and cooled rapidly to 150K in a stream of cold N 2 using an Oxford Cryosystems CRYOSTREAM unit. Diffraction data were measured using an Enraf-Nonius KappaCCD diffractometer (graphite-monochromated MoK α radiation, λ = 0.71073 Å). Intensity data were processed using the DENZO-SMN package 1 .
The structure was solved in the space group P1 using the direct-methods program SIR92 2 , which located all non-hydrogen atoms. Subsequent full-matrix least-squares refinement was carried out using the CRYSTALS program suite 3 . Coordinates and anisotropic thermal parameters of all non-hydrogen atoms were refined. The hydrogen atoms of the coordinated alkene groups were located in a difference Fourier map and their coordinates and a common isotropic thermal parameter subsequently refined. Other hydrogen atoms were positioned geometrically after each cycle of refinement. A 3-term Chebychev polynomial weighting scheme was applied. Refinement converged satisfactorily to give R = 0.0311, wR = 0.0341.
Attached is a thermal ellipsoid plot ) at 40% probability. A summary of crystallographic data is given below, as are full lists of atomic coordinates, anisotropic thermal parameters and those bond lengths and angles not concerning H atoms. (2) b (Å) 9.8123 (3) c (Å) 17.6344 (5) α (°)
97.7864(10)
99.9008 (11) γ ( Index ranges -9 ≤ h ≤ 9, -12 ≤ k ≤ 12, 0 ≤ l ≤ 22
Reflections measured 14106
Unique reflections 5525
Observed reflections (I > 3σ(I)) 4674
Refinement method Full-matrix least-squares on F 
Parameters refined 275

